Abstract C22H19N3O3,triclinic, P1 (no. 2), a =7.137(2) Å, b =7.8158(9) Å, c =17.465(2) Å, a =81.05(2)°, b =77.18(2)°, g =75.31(2)°, V =913.7 Å 3 , Z =2, R gt (F) =0.040, wR ref (F 2 ) =0.104, T =153 K.
Source of material
The reagentsare purchased as indicated and used without further purification: phthalide (98 %, Alfa Aesar), N-bromosuccinimide (NBS; 99 %, Alfa Aesar), 2,2¢-azobis(2-methylpropionitrile) (AIBN;9 8% ,A ldrich),b enzene (99 %, EM Science),s ulfuric acid (98 %, Mallinckrodt), nitric acid (70 %, EMD), acetic acid (99.7 %, Mallinckrodt), benzylamine (99 %, Aldrich), dichloroethane (Aldrich), ethyl acetate (EMD), hexane (EMD), and methanol (Fisher). The title compound was obtained from three-step synthesis. First, phthalide was nitrated using the usual methods. Then, afree radical brominationw as used to attach ab romide on the a-H of 6-nitrophthalide.F inally, the titlep roduct was synthesized using 3-bromo-6-nitrophthalide reacted with benzylamine.D etails of the synthesis of theintermediateproducts are described in the CIF. To a100 mL round bottom flask with amagnetic stirbar, 3-bromo-6-nitrophthalide (1.65 g, 6.38 mmol) and 1,2-dichloroethane (6 mL) were added. After stirring for 5min, asolution of benzylamine(1.49 mL, 13.64 mmol) and 1,2-dichloroethane (3 mL) was mixedi nt he reaction flask. The mixture appeared as aw hite cloudy liquid.The reaction mixture was put into a94°Coil bath for refluxing overnight. The resulting precipitatew as filtered. The solvent inside the filtratewas removed under reduced pressure. The crude residue was purified by silica gel chromatography (dry load), using hexane and ethyl acetate gradient. The product portion was collected and evaporated by reduced pressure (16 %). Yellow crystalswere obtained by methanol recrystallization.
1 H NMR,IRand MS data are also availableinthe CIF.
Discussion
The molecule adoptsasomewhatf lattened bowl conformation as both the benzyl residuesl ie to the same side of the plane through the fused ring system. The latter is effectivelyplanar with the maximum deviation from the least-squares plane through the atoms being -0.058(1) Å for the N1 atom; the N3 and C11 atoms lie 0.982(1) Å and 0.086(1) Å above and below this plane, respectively. The nitro group is effectively co-planar with the fused ring, as seen in the value of the C3/C4/N1/O2t orsion angle of 4.5(2)°.The dihedral anglesformed betweenthe plane of the fused ring and the planes through the C12®C17 and C22®C27 rings are 62.90(6)°and 36.67(6)°,respectively. The most prominent intermolecular interactions in the crystal structure are of the type N-H···O and these combine with C-H···O interactions to form asupramolecular chainaligned along [100]. The geometric parameters definingt hese contacts are: 
